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CuHTe3 1 CTPYKTYPHL AOCaiyKkeHHA N-3aMIlieHnX-
1,7-nuria-4-a3acnipo-[4,4]-HoHaH-3-0H-7,7-TIOKCUIIB
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Pesiome. Baaemogierw 3-6pom-2,3-nurinpotioden-1,1-giokcuay 3 N-MoHO3aMimieHUMNI-2-MepKaIToaeramiga-

MM B IPUCYTHOCTI JIyry ozepskaHo noxigui 4-R-1,7-purtia-4-asacnipo-[4,4]-HoHaH-3-0H-7,7-giokcuzis. BynoBy

CUHTE30BaHUX MOXITHUX HiATBEPAKEHO 3a JOIOMOr0oI0 pAAY cydacHux MertoxniB SIMP.

KaouoBi cioBa: 1,7-guria-4-a3acmnipo-[4,4]-uonan, 4-R-1,7-nuria-4-a3acnoipo-[4,4]-HoHan-3-0H-7,7-giokcun,

3-0pom-2,3-nurinporiodpen-1,1-giokcun, 2-MepKamnroaneramisn, cyibdosen, IMP.

Beryn. Iloxinui m’ATHUYIEHHMX UMKJIIYHUX
Ccynb(oHIB — I1ikaBi 00’€KTU 3 TOYKM 30Py CUH-
TeTUYHOI OpraHiuyHol Ximii Ta IlepCHeKTMBHI B
IJaHi IOIIYKYy cepen HUX 0ioJIoriyHO aKTMBHUX
crioayk [1, 2]. Paninre Hamu 6yJi0 CMHTE30BaHO 4-
(2-dpeneTni)-1,7-guria-4-azacmoipo-[4,4]-HoHaH-
3-0H-7,7-iOKCUI, CTPYKTYPY fAKOIO JOBEIEHO 3a
nmoromoroio metony PCA [3].

¥ 1t poboTi ogepsxaHo paAn noxigumMx 1,7-au-
Tia-4-az3acmipo-[4,4]-HoHaH-3-0H-7,7-giOKCULY.
A BcTaHOBJIEHHA iX OyZ0BUM 3aCTOCOBaHO Cy-
yacui metongu AMP.

PesyapraTu it ooropopenns. CrioyaTKy MeTOIO
pobotu OyB cMHTE3 PALY aMifiB CyJb(osieHMep-
KaIITOOLITOBOI KMCJIOTHU. ¥ JIiTepaTypi ommcaHo 3-
MepKaIlTo3aMillleHi MoxXifgHi cysbdoseHy 3 pis-
HJIM IIOJIOYKEHHAM II0JIBIfHOTO 3B’ A3KY B IIUIKJI [4-
6]. OTpuMaHHA UUX CIOJYK ILJIAXOM B3a€MOJil
MijK aMimaMu TiOTJIiKOJIEBOI KMCJIOTU Ta 3-Opom-
2,3-nurigpoTtieno-1,1-niokcuom g0 IIbOTO Yacy He
JOCJIIIKYyBaJIOCH.

Tak, HaMJ BCTAaHOBJIEHO, III0 PeakKIlia 3-0pom-
2,3-purigpotrieno-1,1-niokcuny 1 i3 2-mepranTo-
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areramigomu 2f y mpucyrtHocti 1 Mousisa imkoro
KaJIilo 3a KIMHATHOI TeMIIepaTypy IPOXOAUTb J0-
CUTDb JIETKO 3 YTBOPEHHAM 3-aJKijaTio-2,5-aurig-
potioden-1,1-gioxkcuny 3f.

Tloxsitiumit 38’A30k B cnosyui 3f 3maTen no
Mirpanii. ¥ npucyTHOCTI JIyry B yMoBax Mikdas-
Horo KartaJiisy 3f kinbkicHo isomepusyerbea y 4f.
Isomepusania BigOyBaeTbca B cucteMi XJjopuc-
Tnii metuier/20%-Huii PoO3YMH IIKOTr0 KaJiiio
npotsarom 2-3 rox 3a 30-40 °C y npucyTHOCTI XJ10-
pUCTOrO TPMOEH3UIEeTUIIAMOHIIO.
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Izsomep 4f mae akTuBOBaHMII TOABIIHWMI 3B’ A-
30K, 3JATHUI OO HYKJIEO(MIIbHOIO IpMUENHAHHA
Busasusocs, 1o npu HarpiBaHHI IIbOTO 130Mepy B
0OEeH30JIi B TPUCYTHOCTI KaTAJITUIHUX KIJTBKOCTE
OIITOBOI KMCJIOTY Bi0OyBa€eThCA BHYTPILIHBOMO-
JeRyJApHe IPUEeJHAHHA aMiJHOIO aToMa a30Ty
10 TTOABITHOTO 3B’ A3KY 3 yTBOPEHHAM CIOJIYKM Hf.
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ITsa ciostyka € npescTaBHMKOM paHillle onmca-
HOI HaMM reTepolUKJIiYHOI cucTemu 1,7-nuria-4-
asacmipo-[4,4]-sonan-3-0H-7,7-giokcuny. Bera-
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HOBJIEHO TaKOK, 1110 IIi7T yac IPOBeJeHHA peakKIlil
Mixk 3-0pom-2,3-nurigporiodpen-1,1-miokcumom 1
i BigmoBiHMMM 2-MepKamToaleTaMmigamMu 2a-g B
130IIPOIMIJIOBOMY COMPTiI B HNPUCYTHOCTI 2 MOJIB
KOH noxignui 5a-g € kiHIeBuMM OPOOYyKTaMM i
BUIIJIAIOTECA 3 pPeaKIifHOl CcyMilli, MMUHAIYU
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Y xopni gociigkeHHA 3’ ACOBAHO, 1110 CipKa Tia-
30JIIHOBOT'0 IMKJTY OIIMKJIIB Ha-g 371aTHA O OKMC-
HenHdA. Tak, npu B3aemonii 4-denin-1,7-guria-4-
asactipo-[4,4]-HoHaH-3-0H-7,7-giokenay 5f i3 me-
PEeKMCOM BOJHIO B OIITOBI KMCJIOTI ITpy HarpiBaH-
Hi oTpmuMaHo 4-deHin-1,7-guria-4-azacmipo-[4,4]-
HOHaH-3-0H-1,1,7,7-TeTpaokcuy 6f.
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g BcTaHOBJIEHHA OyZOBM IOXigHUX Sa-g
JIeKiJbKa 3 HUX 0YyJIO JOCJiIsKeHOo OibIl qeTasib-
Ho. ITe nmoB’A3aHO 3 TUM, III0 IPOTOHHI CIIEKTPHU
CIIOJIYK XOd4a }i He IPOTUpidaTh 3allPOIIOHOBAaHIM
CTPYKTYPi, ajie i He MOKYTb MiATBEPAUTU OYIOBY
BYIJIELIEBOTO KicTaka MoJiekynu. Bimem indop-
MaTUBHUMM BUABUJINCH CIIEKTPU Ha Axpax “C, a
TaKOYX EKCIIEpMMEHTM 3 TreTepoazepHoi Kope-
aanii PC-'H yepes oguu xiMiuHMII 3B’ A30K (MeTOx
HMQC i3 meTekTyBaHHAM Ha IPOTOHAX) Ta Uepe3
2-3 ximiuni 3B’a3ku (metomy HMBC i3 gerexty-
BaHHAM Ha IIPOTOHAX).

Tax, ByryeneBuii ClIeKTp n-pTopodeHiJIBHOTO
noxiygHoro 5a, fAK Iie CJAYE 3i CTPYKTYpU MoJie-
KyJsii, MictuThb 10 cursaJjiB aTomiB ByrJelr. Cu-
rHaJIM aTOMIB BYIJIEL}O, AKi BXOIATH IO apoMa-
TUYHOTO 3aMiCHMKA, PO3IIEILIIITLCA HA PTopi i
TakKUM YMHOM MOKYTb OyTm imeHTU(pikoBaHi.
OxkpiMm Hux, B HalbGigbin cjaabkomy 1moJi 3a
172,1 m.4. moryiHa € KapOOHIIBHMIT aTOM BYTJIELIO.
Curxainm asipaTIHNX aTOMIB BYIJIEIIO BiTHECTH
Oisbin cryanHo. BuMmiproBaHHA criekTpa 0e3 ne-
KaIlJIIHTy Ha IIPOTOHAX II0Ka3aJio, II[0 CUTHAJ 3a
72,0 M.4. € cuHTIIeTOM, TOOTO BifgmoBigae yerBep-
TMHHOMY BY3JIOBOMY aTOMy ciipocucteMmu. Bci
iHII cUrHaJ M B aJjidpaTu4HIN obJacTi criekTpa €

Cxema 1
Bionecenna cuenanie y cnekmpax 'H i ®C cnoayxu
Sa i 3navideni xopeasyii 8 cnekmpi HMBC

TPUILIETaMM, OCKIJIIBKM BiAIIOBiIal0Th METUJIEHO-
BUM rpymnam. TakyM 4MHOM, HAABHICTb Y CIIOJIYII
YOTUPHOX METUJIEHOBUX I'PYIl Ta YeTBEPTUHHOTO
cIlipoaToMa BYIVIELIO 3aCBiUy€e BUBUEHHS ByTJle-
1IeBOro crekTpa croxyku. Ilomasnbine miaTBepn-
JKeHHA OyZIOBUM CIIOJYKM MOKHa JicTaTu Ha
OCHOBI reTeposlepHMUX KOPEeJALIMHNX CIEKTPIB.
Ha cxewmi 1 HaBeieHO BifHECEHHA CUTHAJIB Y IIPO-
TOHHUX 1 ByIJIEIEBMX CIIEKTpax CIOJIYyKM Ha, a
TaKo:K 3HalAeHi Kopessanii B ii cnexTpi HMBC,
110 JAIOTh 3MOTY HMiATBEPAUTU OYIOBY Ii€i crio-
JIYKN.

fAx BuaHO 31 cxemm, curHaJ M BCiX METUJIEHO-
BUX IIPOTOHIB CIOJIYKM MalOTh KOpeJAlil 3 By3-
JIOBUM aToMoM ByrJiento. Ile minTBepiKye cripo-
O0yIOBY CIIOJIYKM, OCKIJIbKY JIMIIIE B I[bOMY BUIIA -
KY BCi METMJIEHOBI IIPOTOHM MOKYTb IepebyBaTH
Biz By3Ji0oBOro aTomMa Ha 2-3 ximiuni 3B’a3kn. Ko-
pensanii B ciekrpax HMBC Takox ciryryoTs 10-
JaTKOBMM apryMeHTOM IIPY BiJHECEHHi CUTHAJIB
Yy IIPOTOHHOMY CIIEKTPi cniosryku. IIoBHMII cIIMCOK
3HAJEHUX reTepPOoAfePHUX KOPeJIAlliil JJIA CIIo-
JIyKM Ha HaBenieHOo B TalJI. 1.

Ilig yac BuBYeHHA criosyku 5b, AKa MiCTUTB
MeTUJIeH-2-(pypUIbHNI 3aMiCHUK, OTPMUMAaHO I10-

Tabauys 1
3Hatident zemeposidepHi KOpeaayil
0aa cnoayxu Sa

5, M.4. HMQC HMBC
7,35 133,7;,117,4 162,8; 133,7;131,7; 117,5
3,87 31,9 172,1;72,0; 37,1
3,83 61,3 72,0
3,35 51,9 72,0; 37,1
3,20 61,3 72,0
2,72 37,1 72,0; 61,3
2,42 37,1 72,0; 51,9
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Cxema 2
Bidnecenusa cueznanig y cnexmpax 'H 1 *C cnoayxu
5b i 3natideni xopeasyii 8 cnekmpi HMBC
3,64

nibHi pesyabratu. Ak i gua cnonyku Sa, 3Halige-
Ho KopeJarii B ciekTpi HMBC ByasioBoro atoma
BYTIJIELIO 1 CUTHAJIIB IIPOTOHIB yCiX MEeTUJIEHOBUX
rpym, BKIOYa4YM eK301UKIiuHy. HaliBaskanusiii
KopeJiALii HaBeJleHo Ha cxeMi 2.

Ik BumHO 3i cxeMmu, Habip reTepoAePHUX KO-
peJiALili IIOBHICTIO IOBTOPIOE KOPEJIALil B CIIeKT-
pi ciostyku 5b. Okpim TOTO, icCHY€E KOpeJsallia cu-
THAJIy MOPOTOHIB EK30IUKJIYHOI MeTUJIEHOBOI
rpynu 3 KapOOHIJIBHMM aTOMOM BYTJIELIO, III0 II0-
rayHae 3a 171,3 m.u. BoHa nigTBepsKye B3acMHe
po3TalyBaHHA KapOOHINBbHOI rpymny Ta 3aMicHN-
ka npu atomi N4. Kopensarii nporoniB dpypnis-
HOTO fAzpa JAaTb 3MOTYy BIiJHECTM CHUTHaJ 3a
150,7 mu. mo atoma C2. IloBHMII cMCOK 3Halize-

Tabauys 2
T'omosdepHi U zemeposdepHi KOpeasyil,
3Hatideni 0as cnoayxu 5b

Cxema 3
Bionecennsa cuenanis y cnekmpax 'H i C cnoayxu
5c i 3natideni xopeaayii 8 cnexkmpt HMBC

HUX KOPEJIALii 1y1a crodayku 5b (A reTepoanep-
HUX, Tak i TUX, 110 MICTATHCA B JBOMipHUX CIIEK-
Tpax COSY i NOESY) naBezneno B Tabur. 2.
Hari6inem rikaBumu B cnexktpi NOESY € xo-
peJsiAalii MisK CUTHAJIOM IIPOTOHIB €K30LMKJIYHOI
METMJIEHOBOI I'PyIy Ta CUTHAJAMM IIPOTOHIB IpyII
6-CH, i 9-CH, cnipocucremu. Buano, 1o Kope-
JIAII ICHYIOTB JIMle JIA OSHOIO 3 IPOTOHIB KOMK-
HOI i3 3a3Ha4YeHUX MeTUJIeHOBUX TpyiL. OTiKe, ca-
Me IIi IIPOTOHY, 1110 IIOIJIMHAIOTH 3a 3,64 1 2,78 M1,
CIIPSAMOBAaHi B TOI *Ke Oik, 1110 7 aToM a3ory N4.
Kopenanii y cnexkrpax COSY ganu 3mory
YTOYHUTM BiJHECEHHS CUTHAJIB B IIPOTOHHOMY
crnekTpi crioyku. BifcyTHICTE TaKMX KOpeJsArin
IJI CUTHAJIB (pypaHOBOTO Anpa 3yMOBJIEHA He-
3HauYHMMM BesmmunHamu Bignosigaux KCCB.
JociimsreHo TaKOMK KOPeJAIlifiHI CHeKTpu
CIIOJIYKM 5¢, AKa Mae€ OiyblIi IpoCcTOPOBI yTPYO-
HEHHs, Hi’K OBl nonepenHi. Ik BuaHO 3i criekTpa
Ha Anpax 'H, ne npoaBiaeTbeA y OLIBIINX Pi3HU-
IIAX XiMIYHUX 3CYBIB [JIf TeMiHAJIbBHUX ITPOTOHIB
MeTHJIeHOBUX rpyn. Ha cxemi 3 HaBezeHO BifgHe-
ceHHA curHaJiB y crnekrpax 'H i ®C i nanBak-
Jgusimii kopessanii HMBC, 110 BuKopucTaHo ajisg
BiHeCeHHS YeTBEPTUHHUX aTOMIB BYTJIEIIO.
fIk i B iHmMMX BUnagxax, cuipobynoBa CIOJIyKU
HiATBEPIsKY€EThCA HAABHICTIO KOPEeJAIil cCUrHa-
JiB ycCiX MeTUJeHOBUX IPOTOHIB i3 BY3JO0BUM
aTOMOM BYTJIEI[to, 1110 ITOIJIMHAaE 3a 72,5 m.4. Bin-
HECEeHHs CUTHAJIIB YeTBEPTMHHUX aTOMIB ByIJe-
LIF0 apOMAaTUYHOIO (pparMeHTa CJinye 3 HaABHUX
KOpeJAlit i3 curgajgom 2’-MeTuibHol rpynm. ITi-
KaBJM € iICHyBaHHS KOpeJsAlii Misk ofHMUM i3 Ipo-
TOHIB MeTmIeHOBOI rpynu 2-CH,, 1110 moramaae 3a
3,95 m.u., Ta aTomoM ByrJenro rpym 9-CH, 3 xi-

Nf"{ HMQC HMBC COSY | NOESY
7,58 | 143,3 150’17691’;1’4; - -
6,40 | 1114 150’17691;3’3; - -
6,35 | 109,2 150’171?11;3’3? - 4,60
o0 | s3 | U | = | aress
376 | 315 171,3;71,8 - -
3,64 | 60,1 71,8 3,56 3,56; 4,60
356 | 60,1 71,8;51,9; 36 4 3,64 3,64
351 | 51,9 71,8; 36,4 2,73é;23542 3,26; 2,78
3,26 | 51,9 71,8; 36,4 2’725??2)551 3,51; 2,42
2,78 | 364 71,8;51,9 3,226:13,;51 3,51; 2,42
242 | 364 71,8;51,9 3,22(;;7?51 3,26; 2,78
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Tabauysa 3
3HaudeHnt zemeposdepHi KOpeaayil
0asa cnoayxu d¢

O, M.4. HMQC HMBC
7,39 132,2;130,1 138,7; 134,1; 131,3; 127,8; 18,3
7,33 127,8 132,2
7,22 131,3 138,7; 134,1; 130,1
3,95 31,8 72,5; 37,8, 171,2
3,88 31,8 72,5;171,2
3,85 60,1 72,5
3,48 51,9 72,5; 37,8
3,32 51,9 37,8
2,89 37,8 72,5; 60,1
2,79 60,1 725
2,68 37,8 72,5 51,9
2,08 18,3 138,7; 134,1; 132,2

miyHaMM 3cyBoM 37,8 mu. Misxk nmmvm atomamn
MICTATBCA YOTUPU XIMIYHUX 3B’A3KU, OTIKE, TYyT
BinOyBaeTbca w-B3aemoxida. 1la KopemAamia nae
3MOTY 3HAWTH BiJHOCHY OpPi€HTAIlil0 aTOMIB, fKi
KOpPEeJTIoITb MixK coboro. IloBHMIT TepeJtik 3Haiige-
HUX TeTEPOANEePHUX KOPEeJALl AJIA CIOJIYKU Hc
HaBeJeHo B TabJ1. 3.

IIporrosyBaHHA OiosoriuHoi akTMBHOCTI 3a
ZIIOIIOMOTOI0 KOMIT'IoTepHOoi nporpamu PASS mo-
KasaJio, 1110 peyoBuHM 5a, 5¢, 5d, 5f, 5g i3 Biporiza-
HicTIO 75 % MOMKYTb MaTy TelaTOTPOIIHY Iifo.
Cronryku 5a-g i3 BiporiguicTio 58-65 % MOMKyTb
BUABJIATHY KapAioBacKYyJAPHY Jif0 Ta 3 Biporig-
zictio 58-60 % GyTu pagionporekTopamit.

ExcnepumenTanapHa yactTuHa. ExcniepuMenTn
3 pBoMmipuOi cnekTrpockonii SMP 'H COSY,
NOESY, a Tako:X rereposfepHi KOpeJIALiiHi
crnextpy HMQC i HMBC BuMipsaHO Ha CrieKTpo-
meTpi Mercury-400 (VARIAN) (400 MI'y oo 'H i
100 MT'rg gura *C). Yei 1BOMipHI CIEKTPY BUMIipIO-
BaJIN i3 TPASIEHTHOIO CEJIEKIII€I0 KOPUCHIX CUTHA -
JIB i JeTeKTyBaHHAM Ha IPOTOHaX. Hac 3mimry-
BaHHA 1A crekTpie HMQC obupaBcsa Biamosig-
HO 10 'Jy=140 T, a B ciekrpax HMBC — 1o
Jeg=8 I'm. KinpkicTh IHKpeMeHTIB y cIIeKTpax
COSY i HMQC cranoBua 128, a y HMBC — 400.
Yac swmimysanHa B ekcrnepumeHtax NOESY
ckJaB 200 mc.

Cnextpu IIMP 5d-g 3apeectpoBaHo Ha Ipu-
gani Varian VXR 300 i3 TMC sax BHyTpimHiM
CTAaHIAPTOM.

Cunmes N-moHo3amiWeHUX-2-MePKANMO-
ayemamioie (2a-g). 1 exBiBajieHT TiorJikoJsieBol
KMCJIOTM 3MillTyBaJi 3 1 eKBiBaJIeHTOM BiZnoBiz-
HOTO aMiHy Ta HarpiBaJu B iHepTHIiNt aTmocdepi
3a 120-130 °C uporsarom 1-1,5 rox. ITicasa oxoson-
JKEeHHS IIJIaB KPUCTAJIi3yBajJM 3 MiHiMaJbHOI

KiynbkocTi isonponanosy. Buxin N-zamimennx-2-
MepKanToaleraMiiis 2a-g ckias 60-70 %.
3-(2-Mepxanmo-N-gpeninayemamio)-2,5-
Ouzidpomiogpen-1,1-0ioxcud (3f). o posuuny
1,97 r (0,01 mona) 3-6pom-2,3-nurigporieno-1,1-
miokeuny 1y 50 mu cyminr Boga-niokcan (1:4) i
(0,01 moss) 2-mepranToareraniginy 2f s3a kim-
HaTHOI TeMIlepaTypu 1 IepeMillyBaHHA Aoja-
BaJiu nokpananeso po3unH (0,011 mosa) KOH y
5 ma H,O nporsarom 3 rox. Ilicna 3akinueHHA pe-
akmii cymimr posmapoByBadsacsa. HuxHil mmap ex-
cTparyBaJM XJOPOPOPMOM, BUTINKKU 3’ €IHY-
BaJIM 3 BEPXHIM 11apowm, cymman Han Na,SO,, Bu-
IapoBaJM y BaKyyMi, 3aJIUIIIOK KPUCTAJII3yBaJIN
3 meraHoury. OrpumyBasn 3f i3 Buxomom 59 %.
3-(2-Mepranmo-N-gpeninrayemamio)-4,5-
duzidpomiopen-1,1-diokcud (4f). Cymim 2,83 r
(0,01 moxa) criosyxu 3f, 10 M1 XJIOPMCTOTO METH-
saeny, 5 mi 20%-ro BogHOTO inKoro KaJio i 0,035 ¢
XJIOPUCTOTO TPUOEH3UJIETUIJIAMOHII0 iHTEHCUBHO
nepewmimryBasu 3a 30-40 °C nporarom 3 rog. O6-
pobJasanu 3a TONEepesHbOK MeTOAMKOI0. Buxin
nponykry 4f cknas 72 % (2,0 r).
4-Penin-1,7-oumia-4-aszacnipo-4,4-HoHaH-
3-on-7,7-0ioxcud (5f). 2,83 r (0,01 momas) 3-(2-
MmepranTo-N-derinaneramin)-4,5-gurigporio-
den-1,1-giokcuny 4f y 50 M Tosryosy HarpiBasmn
npotaroM 5 rog. ToJsryos BUIIAPIOBaJIM, 3JIUIIIOK
kpucragizysamu i3 JM®PA. Buxin nponyrry 5f
ckJaB 60 % (1,7 1).
4-Denin-1,7-0umia-4-asacnipo-[4,4]-Honan-
3-on-1,1,7,7-mempaokcud (6f). 2,64 r (0,00932 mois1)
po3uMHAMM y 26 MJI OI[TOBOI KMCJIOTH, TOJIaBaJIN
1,28 mut (0,0233 moust) 50%-r0 meperncy BOIHIO.
HarpiBasnn 8 rog 3a 80 °C, morim BunaprooBaym i
KPUCTAJi3yBaJM i3 MiHIMaJIbHOTO 00’€eMy CyMiliri
izomponanon-JIMDA (1:1).
3azaavHa memoduka cunmesdy 4-R-1,7-0umia-
4-asacnipo-4,4-Honan-3-ox-7,7-0ioxcudisg (da-g).
Y 20 M1 i30IIPOIiJIOBOTO CINPTY po3uuHaAmu 1,97 r
(0,01 moussa) 3-6pom-2,3-purigporiodpen-1,1-miok-
cuny 1 Ta (0,01 mosa) Bignoiguoro N-R-2-mep-
Kanroalneraminy 2a-g. IIporarom ABOX ToguH 10
cyMillll IIpK epeMillyBaHHI IOKPAIJIMHHO J04a-
BaJiu po3uyH 1,12 1 (0,02 mosna) KOH y 15 mur izo-
IIPOIAHOJIY, MIiCJIA YOro IepeMillyBaJy 11e ToAu-
Hy. JomaBaJsm 3-4 MJI OLITOBOI KMCJIOTY, Harpisa-
au 3a 70-80 °C ynpogossx rogmun. Ilicia oxoso-
IoKeHHA 10 KIMHATHOI TeMIlepaTypM peakrIiiiHy
CyMIII (piIbTPYBaJIV, IPOMMBAJIV BOJOI TPUYI 110
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I1.B. lIIatimanos ma ix.

20 My 1 mepexpucTaJi3oByBaJaM 13 cymimi
MDA -iz30mrponaHOJL
3-(2-Mepxanmo-N-gpeninayemamio)-2,5-
Oduzidpomiogpen-1,1-diokcud (3f). Bpyrro-dopmy-
ga C,H ;NO,S, Buxin 59 %. Criexrp IIMP (400 MT ',
CDCl,, mu.) 3,652 (c, 2H, -S-CH,-C(O)), 3,85 (c, 4H,
H-2, H-5), 5,862 (c, 1H, H-4), 7,162 (T, J=9,6 Hz, 1H,
Ar H-4), 7,351 (1, J=9,6 Hz, 2H, Ar H-3, H-5), 7,49
(m, J=9,6 Hz, 2H, Ar H-2, H-6), 8,11 (c, 1H, NH).
3-(2-Mepxanmo-N-gpeninayemamio)-4,5-
Odueidpomiogpen-1,1-dioxcud (4f). Bpyrro-dopmy-
aa C,H;;NO,S, Buxin 72 %. Cexrp IIMP (400 MTI'1,
CDCl;, m.u.) 3,01 (M, 2H, H-4,4"), 3,44 (M, 2H, H-
5,5"), 3,66 (c, 2H, -S-CH,-C(0)), 6,80 (c, 1H) 7,18
(t, J=9,6 Hz, 1H, Ar H-4), 7,38 (1, J=9,6 Hz, 2H,
Ar H-3, H-5), 7,5 (&, J=9,6 Hz, 2H, Ar H-2, H-6),
8,12 (c, 1H, NH).
4-(4-dmopobensen)-1,7-0umia-4-azacnipo-
[4,4]-Honan-3-0n-7,7-0iokcud (5a). BpyrTo-dop-
myaa C,H,;,NO,S,F, Buxin 36 %, T,, 255-256 °C.
Cnextp IIMP (400 MT';, IMCO-dg, G, m.u.) 2,42
(M, 1H, H-9), 2,72 (v, 1H, H-9’), 3,20 (&, J=14,1 Hz,
1H, H-6), 3,35 (m, 2H, H-8,8’), 3,83 (&, J=14,1 Hz,
1H, H-6’), 3,87 (c, 2H, H-2,2"), 7,35 (M, 4H, H-
2,3,5,6, C;H,F).
4-(2-Memuanengypan)-1,7-0umia-4-asa-
cnipo-[4,4]-nonan-3-on-7,7-0ioxcud (5b). Bpyr-
to-popmyaa C,,;H,;;NO,S,, Buxin 38 %, T, 145 °C.
Cnexrp IIMP (400 MT'1;, IMCO-dg, G, m.u.) 2,42
(M, 1H, H-9), 2,78 (m, 1H, H-9’), 3,26 (M, 1H, H-8),
3,51 (m, J=13,8 Hz, 1H, H-8’), 3,56 (&, J=13,8 Hz,
1H, H-6), 3,64 (mn, J=13,8 Hz, 1H, H-6), 3,76 (x,
J=2,1 Hz, 2H, H-2,2’), 4,60 (c, 2H, H-1,1’ CH,),
6,35 (¢, 1H, H-3, C,H,0), 6,40 (M, 1H, H-4, C,H,0),
7,58 (c, 1H, H-5, C,H,0)
4-(2-Memunbensen)-1,7-0umia-4-asacnipo-
[4,4]-Honan-3-0n-7,7-0iokcud (5c). BpyrTo-dop-
myana C;,H;NO,S,, Buxing 39 %, T,, 199-200 °C.
Cnexktp ITMP (400 MT';, IMCO-d,, 6, m.u.) 2,08
(c, 3H, H-1,1",1", CH,), 2,68 (m, 1H, H-9), 2,79 (xz,
J=15Hz, 1H, H-6), 2,89 (M, 1H, H-9’), 3,32 (m, 1H,
H-8), 3,48 (m, 1H, H-8’), 3,85 (n, J=15 Hz, 1H, H-
6), 3,95 (», J=7,5 Hz, 2H, H-2,2"), 7,22 (n, J=8,4 Hz,
1H, H-6, CH,CH,), 7,33 (m, 1H, H-5, C;H,CH,),
7,39 (m, 2H, H-3, H-4, C;H,CH,).

4-(4-Xaopbenzen)-1,7-0umia-4-asacnipo-
[4,4]-nonan-3-on-7,7-0iokcud (5d). Bpyrro-dop-
myaa C,,H,,NO,S,Cl, suxin 36 %, T,, 246-247 °C.
Cnextp IIMP (300 MT'u, IMCO-d,, 6, m.u.) 2,44
(m, 1H, H-9), 2,73 (m, 1H, H-9’), 3,23 (m, J=13,8
Hz, 1H, H-6), 3,32 (M, 2H, H-8), 3,83 (z, 13,8 Hz,
1H, H-6"), 3,89 (c, 2H, H-2,2’), 7,32 (z, J=8,5 Hz,
2H, H-2,6, C,H,Cl), 7,61 (x, J=8,5 Hz, 2H, H-3,5,
C.H,Cl).

4-Bensua-1,7-0umia-4-asacnipo-[4,4]-no-
HaM-3-0n-7,7-0ioxcud (d5e). Bpyrro-dpopmysna
C,;H,;NO,S,, Buxin 37 %, T, 145 °C. Cuexrp IIMP
(300 MT'1;, IMCO-dg, 0, m.u.) 2,34 (v, 1H, H-9), 2,7
(M, 1H, H-9%), 3,21 (M, 1H, H-8), 3,39 (M, 1H, H-8’),
3,43 (m, J=13,2 Hz, 1H, H-6), 3,57 (m, J=13,2 Hz,
1H, H-6"), 3,8 (c, 2H, H-2,2’), 4,61 (zn, J=26,4 Hz,
1H, H-1, CH,), 4,65 (n, J=26,4 Hz, 1H, H-1’, CH,),
7,27 (m, 5H, H-1,2,3,4,5, C;H,).

4-Bensen-1,7-0umia-4-a3acnipo-[4,4]-no-
HaH-3-0H-7,7-0toxcud (5f). Bpyrro-dopmya
C,,H,;;NO,S,, Buxin 38 %, T,, 246 °C. Cnektp IIMP
(300 MI';, IMCO-d,, 6, mu.) 2,41 (m, 1H, H-9),
2,74 (m, 1H, H-9’), 3,19 (», J=14,1 Hz, 1H, H-6),
3,3 (m, 2H, H-8,8’), 3,86 (&, J=14,1 Hz, 1H, H-6),
3,90 (2H, c, H-2,2"), 7,28 (», J=6 Hz, 2H, H-3,5,
C.H;) 7,542 (m, 3H, H-2,4,6 C;H,).

4-(4-Memoxcubensden)-1,7-0umia-4-a3sa-
cnipo[4,4JHonan-3-on-7,7-0ioxcud (9g). Bpyrro-
dopmyaa C;H,;NO,S,, Buxix 38 %, T,,218-219 °C.
Cnextp IIMP (300 MT1, IMCO-d, 0, mu.) 2,41
(m, 1H, H-9), 2,70 (M, 1H, H-9), 3,19 (&, J=13,2 Hz,
1H, H-6), 3,28 (m, 1H, H-8), 3,35 (m, 1H, H-8’),
3,80 (¢, 3H, H-1,1’,1” OCH,), 3,85 (m, 2H, H-2,2’),
7,06 (n, J=12 Hz 2H, H-2,6, C;H,OCH,), 7,19 (7,
J=12 Hz 2H, H-3,5, C;H,OCH.,).

4-Penin-1,7-dumia-4-a3acnipo-[4,4]-
HOHAH-3-0H-1,1,7,7-mempaoxcud (6f). Bpyrro-
dopmyaa C,,H,;;NO,S,, Buxin 54 %. Cunextp IIMP
(300 MT'1;, IMCO-d;, o, mu.) 2,35 (m, 1H, H-9),
3,00-3,4 (M, 3H, H-9’), 3,6 (m, J=14,1 Hz, 1H, H-
6), 4,1 (», J=14,1 Hz, 1H, H-6’), 4,74 (c, 2H, H-
2,2”), 7,28 (n, J=6 Hz, 2H, H-3,5 C;H;), 7,53 (m,
3H, H-2,4,6).
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Cunmes i cmpyxmyphi 0ocaidxncennsa N-zamiwernux-1,7-0umia-4-asacnipo-[4,4]-Honan-3-on-7,7-0ioxcudis

Synthesis and structural study of N-substituted-1,7-dithia-4-azaspiro[4.4]Jnonan-3-one 7,7-dioxides

P.V. Shaitanov!, S.S. Lukashov!, O.V. Turov?, S.M. Yarmoluk!®

! Institute of Molecular Biology and Genetics, NAS of Ukraine

150 Zabolotny Str., Kyiv, 03143, Ukraine

* Department of Chemestry, Taras Shevchenko National University

64 Volodymyrska Str., Kyiv, 01033, Ukraine

Summary. Reaction of 3-bromo-2,3-dihydrothiophene 1,1-dioxide with N-substituted-2-mercapto-N-R-acetami-
des in presence of KOH gave new derivatives of 1,7-dithia-4-azaspiro[4.4]nonane heterocyclic system. Structure of
obtained derivatives was confirmed by methods of NMR-spectroscopy.

Keywords: 1,7-dithia-4-azaspiro[4.4Jnonane, 4-R-1,7-dithia-4-azaspiro[4.4]Jnonan-3-one 7,7-dioxide, 3-bromo-2,3-
dihydrothiophene 1,1-dioxide, 2-mercaptoacetamide, sulfolene, NMR.
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